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Laboratory studies indicate that the available equipment in the Monomers 
Department is not suitable for distillation of cyanoethyltrichloroailane. It is 
reco .. nded that installation of suita·bte •-pparatus for high boiling chlorosilanea 
be given consideration. However, in the absence of such equipment it is recomaended 
that existing or slightly modified monomers apparatus be used to reaove litea, 
and that product distillation be accomplished, if possible, in suitable equipaent 
in another area. 
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comNUOUS PROCESS . FOR. 'l'HI PRODUCTiotf 

or SILANE !STIRS 

The Polymers Produc.tlon Depart_ment has indicated that increaH4 ca~city 
and considerable annual savings could be realized in the cyanoetbyltriethoxysilane 
(CHB) syst•• if the start!Qg cyanoUhyltrichloroailane (CNT) were free of Utes 
and heavies.1 Further, it luis been suggested tlult a distilled •terul would be 
required should a continuous process unit be put into production.2 A brief labora
tory study w.a .. de to deteraine the suitability of usina distillation equi~ment 
available in the monomers area for an overhead strip of lites and product. 

DISCVSSIOR 

An earlier atte-,t at CIT distillation in production equipment resulted 
in a gelled pot residue. However, laboratory d~atillation hea been aucceaaful, 
when air •• excluded, on a routine basis. A laboratory diatilletion of crude Cll'l', 
containing 1., Aroelor 1248, was lined out on the product fraction at 35 ... Bg. 
120"C bottoa te-mperature, and held at ref.lux for 6 hours. 'Ihe distillation w.a 
then coapleted, and shut down at a bottoa teaperature of l75°C. At tbi8 point, 
.the raatclue whic;:h contained .5~ Clft' (3j of clulrged product} w.a a very low vhcoaity 
fluid. .,_.ver 1 .on cooling to rooa taaiperatura, the residue viscosity f.acreind 
to approxt.tely 1-5 x 1~ centipolaes. Tbeae heavies can still be easily handled. 
Conditions in the production atUl {S•l2) are expected to be a~ch more severe than 
those experienced in the laboratory distillation. Two expertmenta (one containtna 
powdered iron) vera run in the laboratory to deteralna the behavior of the.beaviel 
under .. vera conditions. Product .... distilled overhead and the h .. viea, containing 
Aroclor .121!.8 were reflwced at 2Q0-2to•c_, '5 ! 511111t. Hs. Both ayateu aelled 2·1/2 
hours after c::a.pletion of the distillation. A ~le of CBB.heavies held at the 
.... conditione re~ined fluid throughout • 6-hour teat. 

CORCLUSIORS AliD RECOMMEI!IDATIORS .> · 
Froa this study end past experience· CNT heavies appear ~a~c:h aore sensitive 

to heat than CRB heavies. An atte.,t to use a conventional rebotler overhead still, 
auc:b· as thon available, 18 risky at beat. However, it bae been shown that an 
apPiratua which will not require heavies .. o be held at hf.&h t..,eratures could be 
used reliab.ly for CR'l: dbtillatlon. It h recomiaencled that conaidention ·~.given 
co ~be inetjllatiou of a wiped fila or.fallins fila vntt for 41atillat1on of high 
boilina·chloroailanea. Until such an apparatus becoaea available, a more suitable 
~~lorosilane fqr CRI production could be prepared by lites stripping in available 
monomer• appar.tua or by modifyins the reactor to •llow removal of lites at ~be 
tl .. of manufacture. 
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Operations Iapi:ovament Proposal, M-45 • W. M. Sta..rt 
COnUnuoua Process for the Production of Sila~ Eaters, c. J. Litteral, 
March 19, 1968. 
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